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Chart 1 , p. 2 
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Exhibit 1 

Note 1 



Experimental note of compouncreynthesis with English translation 
Compound (68) / 20epi Aa / # 346 






.MeOH. 



1 



*7 



After stirring at rt, MeOH was evaporated from reaction mixture, 
water was added and extracted with EA 
washed with brine, dried over MgS04 
filtered, evaporated 



After separation by silica gel column chromatography 
separation by HPLC column (ODS (18)) 
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Note 2 



■ 



Experimental note of compound synthesis with English translation 
Compound (72) / 20epi Ds /# 344 




3?. <ft\n 



w r~ 




_T protective material 

x t 



ft 3^4 l7K3V^jwn4 <f 



/ frKj, stirri 



stirring under Ar at 



: 9 lOO 



-7 



^/ QfMeOH was distilled away, water was added, extracted with EA, washed with brine 




dried over MgS04, dehydration, filtration, evaporation 
purification by silica-gel column chromatography 
0.9 cm 10 cm height, EA/nHex = 1:1) 



• Separation by HPLC 



^Credtl j 
•Lfvfy 2 purple no UV -4- 



} 



L_ " ' 1 • J-x 



(appeared first) 
flight! 



.^^C this s P ot has UV blue -» one removed ?3 
this spot has UV blue two removed ?j 
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Note 2 
(Translation) 
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Chart 2, p. 2 



C„ m pooad(68)/20 e piAa/#346»n<l 



•»-» Ail ^ macopeia ^ ethane! (©) » 

culture tube (12 x /& mm 

(like © © -©^> ethanol only (by dispenser) 

©are Japanese pharmacopeia grade 

© Make receptor solution dot U0431YAM^A) ^ ^ ^ 

Pour 5 mL of phosphate-potas.um buffer ^ ^ ^ ^ ^ ^ ^ 

receptor and dissolve the receptor gently. 

^tly . tiontoe achtubesexceptblank(®©0©) 

©Add500,Lo f thereceptorsol^e > 

Add 500 uL of the buffer solution to each 
© Stir by vortex, avoid forming 

® Pre incubate at rt for 1 hr alumin um foil 

13.40 ~ 14-40 rt *VV 



Rlroom . each tubes by dispenser 

• trxr-^s:* 

room, and stand overmght 



97 


16217.7 dpm 


98 


16349.9 


99 


16280.0 


100 


16634.8 


101 


54.3 


102 


28.3 


103 


42.7 


104 


56.9 



Average 16370 dpm 
45 dpm 



Ad d M B L .f ACM «-» 2 ^ ^ 

Stand rt and „«as»re r.d.oactmty 



^ u .4GBq/m 8 *«*' e24,,8 ' t J 



-9:25 

© Put out the yesterday's samples from the refrigerator in RI room and add 200 uL of 
DCC solution (lot M602 YAMASA) to each tubes by dispenser except total count 
tubes (© @ © @) 

Add the buffer solution ® to each total count tubes 
© Vortex tubes 

® Stand for 30 min at 4*C 9:50-10:20 

10:30-10:40 
© Centrifuge at 30bo rpm for 10 min at 0*0 
® Transfer 500 \iL of supernatant to 20 mL WHEATON vial 
Lay ice on tray and put tube on the ice 
"in concentration order (from thin to dense) (j) — ► @ same pipetter tip 
^Change pipetter tip @ @ 
© Add 9.5 mL of ACS-II to each tubes, shake, and measure radioactivity count (2 min) 
Aloka A 
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Note 3, p. 3 
(Translation) 




" . of lmin measuring by AlokaC ^ 

This shows the results otl mm ^ 

(measured to -_©)___ 
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Note 3, p. 4 
(Translation) 
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2180.0 
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0.25000 
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0.13000 
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Note 3, p. 7 
(Translation) 



<Results> 

8155/ 60 dps = 136 Bq Aslp 

136 x 8 / 5 = 217 Bq 
U.4 GBq/mg therefore 19 Pg/ J 

As average added amount is 16257 dpm 

from 271 Bq 

24 pg / tube J 

• 80% of hot receptor exists in solution 

site i— — --r* 

21 \ B, < tube -»M/ 4.85T, (50* 500 * 50)^ 

\ = 0.075 nM 

l e ™ts a. 1« 2 5M* »«d the - -T «-««■<«- -« 

Or, it may exists as iu^v 




pg/tube 
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VD-2 


VD- 
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344-2 
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346-2 


346- 


5000.0 


2.6068 


L 3.8740 


3.2404 
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2.8240 


3.0413 


4.3447 
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21.217 
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17.379 


14.663 


16.021 j 
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83.617 


33.5626 
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92.252 
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96.343 


92.324 


94.334 


55.0688 


57.965 


56.517 


92.324 


92.143 
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95.728 


97.972 


96.850 


67.451 1 


66.763 


67.107 


92.107 


92.324 


92.216 


0.25000 


95.329 


99.240 


97.285 


62.4185 


58.979 


60.699 


97.466 


94.714 


96.090 


0.13000 


94.895 


89.500 


92.198 


64.0478 


62.056 


63.052 


100.36 


89.645 


95.004 
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Note 3, p. 9 
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Note 3, p. 1 
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Note 3, p. 2 
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Note 3, p. 3 
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Note 3, p. 4 
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Note 3, p. 6 
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Note 3, p. 7 



4 



G ^ ~~~~ ~~ . . 1 ... 



_ „ - - 

^ /3^.X. - 



ma. ft^V 



/3t.X..^=..M.7Jf- 









- - ■Xtukj^- 



21 




f no-£L 



* = ~ • : 4KT/ ( $D.tsno..-t5d }J ji _. 

= 0.075hM -- 

£lt H^Wc^K- v^:M^t>&(P<j) cdu.Jrt^- 



Exhibit 1 

Note 3, p. 8 
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